A clinically useful spectrophotometric method for the determination of 3-methoxy-4-hydroxyphenyiglycol (MHPC) is presented. After treatment with barium chloride, the urine is hydrolyzed with Glusulase ($-glucuronidase and sulfatase).f The hydrolysate is passed through a column of Amberlite CG-4Bt to remove any 3-methoxy-4-hydroxymandelic acid (MHMA) and the pH is adjusted to neutral. The MHPG is extracted with ethyl acetate and returned into potassium carbonate solution. Conversion of the MHPG to vanillin is accomplished with periodate and the vanillin is subsequentlyextracted with toluene and then potassiumcarbonate solution. The vanillin concentration is determined at 360 nm and 380 nm. The mean recovery of added MHPG standard was 54.9%. The mean daily excretion of MHPG in 23 samplesfrom 10 normal subjects was 1.87 ± 0.6 mg (range 0.81-3.64). In 3 subjects with pheochromocytomathe excretion of MHPC was markedly elevated. There was an excellent correlation of the MHMA and MHPG excretion.
IT HAS 
Preparation of Columns
A 1 X 20 cm column with a 1 X 8 CflI Amberlite C(-4B, acetate form, resin bed is washed with 25 ml of dc-ionized water before ad(hit ion of sample.
Procedure
A 24-hr urine specimen may be collected with or without 10 ml preservative (6 N 11 (21) and kept refrigerated during the collection. At the end of the collection period the urine is aiiquoted and stored frozen until analyzed.
Seventy-five ml of urine was adjusted to pH 11 with 10 N NaOH. Phosphates and sulfateswere precipitated by adding an excess of solid barium chloride (BaC12. 2H00, about 0.5 g). The solution was centrifuged, decanted into a beaker, adjusted to pH 5.5 with glacial acetic acid, and then transferred into a glass reagent bottle. Glusulase (0.5 ml) was added and the samples were incubated at 37#{176} for 24 hr. Following incubation, the hydrolysate was adjusted to pH 4.5 with glacial acetic acid, centrifuged, and passed through a column to remove MHMA.
(The first5 ml of effluent urine were discarded and the remainder collected in a beaker.) After adjusting the effluent urine to a pH of 6.8-7.0 with 10 N NaOH to insure maximum recovery, aliquots were placed in 30 ml screwcap tubes as iuidicated in Table 1 . Contents of each tube were saturated with approximately 4 g sodium chloride, and 30 ml of ethyl acetate was added.
The samples were shaken to extract the glycol,centrifuged, and 25 ml ethyl acetate was transferred to a second extraction tube containing 1 M potassium carbonate, 1.5 ml. The glycol was extracted into the carbonate layer by shaking for 10 miii,and 1 ml of the carbonate layer was transferred to a third tube. Two direct standard tubes and 2 blank direct standard tubes containing 1 ml of 1 M potassium carbonate and 0.25 ml working standard (5 p.g MHPG) were inserted at this time to check recovery. Sodium metaperiodate (0.2ml) was added to sample tubes but not to 
Results and Comments
All urines were passed through a weakly basic anion exchange resin, Amberlite CG-4B in the acetate form, to eliminate any carryover of the acid metabohite, MHMA. For routine clinical screening the prior removal of MHMA may be excluded since less than 2.5% of the added MIIMA standard was recovered.
The prior removal of normetanephrine and metanephrine by a strongly acidic cation exchange resin was eliminated since they did not interfere in our determination when added to water or urine. Sunderman et al (10) reported that only 2% of normetanephrine was extracted from ethyl acetate into the carbonate layer under the conditions of their experiment.
A urine blank was run with each sample to reduce any interference from substances which might contribute to higher absorbance readings at 360 and 380 nm. The results of the replication of 13 samples are shown in Table 4 amid the correlationof MHPG with MHMA is plotted in Fig 1. In general there is a good correlation between the output of MHMA and MHPG (r = +0.95). From these data itwould appear that MHPG determinations would be of value as an additional parameter to measure catecholamine output. it is of interest that in a group of 10 subjects with chronic alcoholism there was a relatively greater excretion of MHPG as compared to MHMA. 
